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Improvement of Determination Method for Related Substance in Spironolactone Tablets

CHEN Lin, ZHAO Peijing(Nanyang Institute for Food and Drug Control, Nanyang 473061, China )

ABSTRACT: OBJECTIVE To improve the method for related substance determination and sample preparation of
spironolactone tablets. METHODS The detection method was performed on the column of Welch Materials Eclipse XB-Cis

column(4.6 mmx250 mm, 5 um) with mobile phase of acetonitrile-water(54 : 46) at flow rate of 1.0 mL'min”!, detection
wavelengths was 254 nm and 283 nm, column temperature was 35 C. The samples were extracted by flow phase ultrasonic
method. RESULTS Related substances were completely separated from the principal component. The linear range of
spironolactone and canrenone were 1.00-100.38 pg-mL~" and 1.03-102.53 pg-mL~'(+=1.000), respectively. The average recovery
rates were 99.52% and 99.23%, respectively. CONCLUSION The method is simple, accurate, reproducible and more
convenient than the Chinese Pharmacopoeia method, which can provide reference for the optimization of the determination

method of spironolactone tablets in the future.

KEYWORDS: spironolactone tablets; related substance determination; improvement
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2-spironolactone.
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Fig. 2 HPLC chromatograms of destructive test
A-destroyed by oxidation; B-destroyed by high temperature;

C—destroyed by illumination; D—non-destruction; E—destroyed by acid;
F—destroyed by base.
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F 1 EEREE R (n=6)
Tab.1 Result of recovery(n=6)

2k QR AR/ WA mlexk,  FEE

HFR mg mg mg % BCR% RSD/%
5227 10.25 6238  99.78
52.19 10.33 6236  99.75
. 5229 10.28 61.79  98.76
BRI 52.34 10.26 62.18  99.33 99.52 0.43
51.79 10.78 62.53  99.94
52.07 10.19 61.99  99.56
0.03 10.12 10.12 99.72
0.03 10.23 1022 99.58
0.03 10.05 991 9832
AR 99.23 0.51

0.03 10.33 10.26 98.98
0.03 10.26 10.23 99.43
0.03 10.58 10.54 99.34
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Fig.3 HPLC chromatograms of sample detection

A-solution of sample(254 nm); B-solution of sample(283 nm);

C-blank(254 nm); a—method of Chinese Pharmacopoeia; b—this method;
1-canrenone.

T2 N YT S R (n=3)
Tab. 2 Result of related substance in Spironolactone tablets
(n=3)

WA 1% FABAL TS %

Ak R ATE REZIE ATk
01 0.048 0.061 0.18 0.18
02 0.050 0.063 0.33 0.33
03 0.039 0.049 0.18 0.18
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Fig. 4 3D scanning diagram of sample detection(200-300 nm)

a—method of Chinese Pharmacopoeia; b—this method.
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